with the approximate square plane formed by atoms O1, O2, O3 and O6 (Fig. 2) .
The arrangement formed by the [Ni(salen)] dimers and the K + cations is two-dimensional, lying in (020). Projection on to the plane of one of these layers (Fig. 3) shows the squareplanar [Ni(CN) 4 ] 2À anions lying in voids. Thus, the structure of (I) may be considered to comprise layers of stoichiometry (C 16 H 14 N 2 NiO 2 ) 6 K 2 [Ni(CN) 4 ] in (020). The methanol and water molecules occupy pockets between these layers, forming hydrogen bonds to each other and to the [Ni (CN) 4 ] 2À anions. The hydrogen-bond network (Table 2) is itself two-dimensional, lying in (002). Projection on to a single one of these layers (Fig. 4) highlights an alternative view of the structure: the discrete [Ni(salen)] dimers lie within voids in the hydrogen-bond network, forming layers of stoichiometry (C 16 Experimental KCN (0.56 g, 8. 6 mmol) dissolved in methanol (20 ml) was added to a mixture of nickel acetate tetrahydrate (0.74 g, 2.9 mmol) and C 16 H 16 N 2 O 2 (H 2 salen, 1.15 g, 4.3 mmol) dissolved in methanol (80 ml). The resulting red solution was heated for 1 h and crystals of (I) were deposited as orange needles over 4 d (yield 0.25 g). Spectroscopic analysis, IR: #(CN) 2113 cm À1 .
Crystal data 
Data collection
Bruker-Nonius X8 APEXII CCD diffractometer Thin-slice 3 and 9 scans Absorption correction: multi-scan, (SADABS; Sheldrick, 2003) T min = 0.718, T max = 0.973 67 154 measured re¯ections 8982 independent re¯ections 4508 re¯ections with I > 2'(I) R int = 0.149 max = 24.7 Table 2 Hydrogen-bond geometry (A Ê , ). The combination of a relatively small crystal and a relatively large unit cell gave weak diffraction [ca 50% observed at the I > 2'(I) level to a resolution of 0.85 A Ê , with R int ca 15%]. H atoms bound to C atoms were positioned geometrically and allowed to ride during subsequent re®nement, with CÐH = 0.95 A Ê and U iso (H) = 1.2U eq (C) for Csp 2 , and CÐH = 0.99 A Ê and U iso (H) = 1.2U eq (C) for the methylene groups. The H atoms of the hydroxyl groups in the methanol molecules and in the water molecule were included so as to form a reasonable hydrogen-bond network: the H atoms were placed along the vector from the parent O atom to the closest acceptor atom, with OÐH = 0.84 A Ê , and subsequently allowed to ride on their parent atoms with U iso (H) = 1.5U eq (O). The methyl H atoms of the methanol molecules were then placed so as to form approximately staggered arrangements with the OH groups. The largest peak in the residual electron density lies in the vicinity of one of the methanol molecules. In the crystal structure of (I) at 180 K (Fig. 1) , the [Ni(salen)] units form centrosymmetric dimeric associations, in which the least-squares planes through the two complexes are parallel and the Ni···Ni separation is ca 3.3 Å [Ni1···Ni1 The hydrogen-bond network (Table 2) 
S3. Refinement
The combination of a relatively small crystal and relatively large unit cell gave weak diffraction [ca 50% observed at the I > 2σ(I) level to a resolution of 0.85 Å, with R int ca 15%]. H atoms bound to C atoms were positioned geometrically and allowed to ride during subsequent refinement, with C-H = 0.95 Å and U iso (H) = 1.2U eq (C) for Csp 2 , and C-H = 0.99 Å and U iso (H) = 1.2U eq (C) for the methylene groups. The H atoms of the hydroxyl groups in the methanol molecules and in the water molecule were included so as to form a reasonable hydrogen-bond network: the H atoms were placed along the vector from the parent O atom to the closest acceptor atom with O-H = 0.84 Å, then subsequently allowed to ride on their parent atoms with U iso (H) = 1.5U eq (O). The methyl H atoms of the methanol molecules were then placed so as to form approximately staggered arrangements with the OH groups. Projection onto the plane of a single layer in (002) (9) 0.0232 (7) −0.0027 (7) 0.0006 (6) 0.0039 (7 
